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MNOPOLIOK >XEJIE3HbBIA
Meroapl onpeaeneHns MapraHua rocrt

Iron powder _91
Methods for the determination of manganese 16412.4—9

OKCTY 0809

JiaTta BBENEHHA 01.07.92

HacTosiuiit cTaHzapt yCTaHABJAHBAET THTPHMETPHUECKHH HEpC) .Ib-
taTubiii (IpH MmaccoBoit gose vapranua or 0,1% u Bbie) u  doro-
MeTpHYecKHil (mpH MaccoBoit gose Mapraxua ot 0,02 no 0,8%) mero-
OBl OTIPEJeJCHUST MapraHla B 2Ke/Je3HOM TOpOILUKe.

1. OBLLIUE TPEBOBAHMUA
O6une TpeGoBauus K MeroxaM aHaauza —mo [OCT 28473.

2. TATPUMETPHYECKHH METOJ ONPEXLEJEHHWS MAPrAHLA

2.1. CymHocTp MeTOZa

MeTox OCHOBaH Ha OKHCJEHHH JABYXBaJEHTHOTO MapraHua Hajicep-
HOKHCJIBIM aMMOHHeM B NMPHCYTCTBMH KaTajH3aTopa a30THOKHCJIOTO
cepebpa J0 MapraHLeBOH KHCJOTHI C MOCJACAYIOIIHM THTPOBAHHEM cCe-
MHBaJEHTHC ) \i¢ fraHila pacTBOPOM apCEHHT-HHTpHTA HaTtpus. B xave-
CTB€ THTNOBA 11 OTO pacTBOpa JONYCKAacTCsi TAaK/Ke MCNOJb30BaHHE pac-
TBOpa THOCYJAb(aT1 HATPHS.

22. PeanTnapl U pacTBOpH

Kucsora cepuast no 'OCT 4204 u pasz6aBnennas 2: 3.

Kucnora asornas mo 'OCT 4461.

Kucsaora oprodoctpopuas no F'OCT 6552.

Cumech xHeaoT: K 500 ¢M3 BoABl OCTOPOKHO, NPH HENPEPHIBHOM me-
peMelnBaHKuH, NPUAHBAIOT 125 cM?® cepHOM KHCJOTH, OXJaKIaloT,
npuiueawT 100 cM3 opTodocdopHeil KHeaOTH W 275 ¢cM3® a30THOH hiC-
JIOTHl H MepeMelInBaloT.

Ammonui HajacepHOhHCIbIH (mepcyabndat) mo 'OCT 20478, cse-
JKEeNPUroTosJ/JeHHbIA PacTBOP ¢ MaccoBoil soneit 15%.

Cep(:,)/épo asorHokucaoe no I'OCT 1277, pactBop ¢ MaccoBoii 1o-
Jgei 0,19%.

Uspanne odmumaibHoe

Hacrosmuii ctanpapt He MOXeT ObiTb NOJNHOCTBIO MJAM 4ACIMYHO BOCHPOH3BEREH,
THPaXKMPOBAH M pacnpocTpaHeH Ge3 paspewenus I'occranpapra CCCP
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Harpuit yraekucawiit kucaptéi no FOCT 4201.

Harpus ruapokcun no T'OCT 4328, pacteop ¢ MaccoBod JoJeid
15%.

Hartpuit asorucrogucasit no TOCT 4197.

HaTpuii MBbIMIbIKOBHCTOKHCJIBIE, COAepKAIHYl  a30THCTOKHCJBIH
HaTpHil (apCEHUT-HUTPUT HATPHS), THTPOBaHHBI pacTBOpP: 0,2 T MHIIIB-
SIROBHCTOrO aHTHAPHJA NOMEINAIOT B CTaKaH BMeCTHMOCTbio 600 cMm3,
pacTBOPSIOT B 25 cM® pacTBOpa FHAPOKCHAA HATPHA C MacCOBOH HoJeH
15¢ [pu yMepeHHOM HarpeBaHHH M HeNpepLIBHOM  pa3MellHBaHHH.
Pactsop pasbasasiior Bofo# 10 200 cM®, oxJakAaloT, NPHIMBAIOT pas-
0aBJIEHHYIO CEPHYI0 KHCJOTY A0 KHCJOH DeakUuM 1o JaKMycy H J0-
GaBasior u3buiTox ee 2—3 cm®. HM36bITOK cepHO KHMCJAOTH HeHTpasu-
3\I0T YIVIEKHCJBLIM KHCJHIM HaTpHeM N0 Jakmycy. K mnosayuenHomy
pactBopy npubasiasior 0,85 r as0THCTOKHMCJIOTO HATPHS H MepPeMeLIH-
BalOT 10 pacTBopeHHsi coqH. CoAep:KHMOe CTakaHa NepesHBAaIOT B
MepHYIO KoJa0y BMECTHMOCTbIO 1 AM®, 10/MBAIOT BOJOH [0 METKH, Tila-
TeJbHO lepeMellHBaloT.

PacTBCcp apCeHHT-HHTPHTA HATPHA MOXKHO TaKXe NPHIOTOBHTH U3
\LIIBbSAKOBHCTOKHCAOTO HaTpHsi: 0,4 ©' MBILIIbIKOBHCTOIO HaTPHSl PAacT-
sopsttor B 200 cm3 poasl, npubasasior 0,75 T a30THCTOKUCACTO HATpHs,
fiepeMeliBaloT 40 TOJHOTO pAacTBOPCHHS, pa30baBAAT BOXOH MO
I AMP 1 THIaTeNbHO NepeMCLIHBAIOT.

Hatpusa thocy . I1pbaT KpHCTAMIHYCChHE (CePHOBATHCTOKHC/AbI) MO
T'OCT 244, tutpoBanusiii pacteop: 0,65 r THocysibdaTa HaTpHA pacT-
BOPSIIOT Ha xoqody B 1 aM3 CBeXXENpOKHNSUYEHHOH H OXJIAXKAEHHOH BO-
asl. K mosyueHHoMv pactBopy AJs ero crabHiausanuu no0aBJsIOT
0.2 r yraekucaOro HaTpus, TUIATeJNbHO NepPeMeLIHBAlOT H AaloT OTCTO-
stbest 10 cyt. PacTtBop THOCy/baTa HaTpHs XPAaHAT B TEeMHBIX CKJSH-
haX, 3aLIHIIEHHBLIX OT AEHCTBHS OKHCJAHTENEH M YIVIEKHCJOro rasa
BO3/1yXa.

Y CTaHaB.IUBAIOT MAaCCOBYI0 KOHUCHTPAUHIO DPAacTBOpPa MBILBAKOBHC-
TORICIOrO HATPHSI H CEPHOBATHCTOKHCJOTO HATPHA IO CTAaHXAPTHOMY
o6pasuy crtaja, GJH3KOMY MO XMMHYECKOMY COCTaBY H MaccoBoil poJe
MapraHlia K aHa/JH3HPyeMOMY XKeJe3HOMY NODOLIKY.

MaccoBy 0 1 ONMICHTPALHIO PACTBOPA apCeHHTAa-HUTPHTA HATPHS HJH
ruocysbparta Hatpusi (7), BBIpaXKEHHVIO B rpaMMax MapraHua Ha
I cm3 pacTBOpa, BLIYHCJIAKT MO opmyJe

7 Cam_
. V-100

E]

rae Cer — MaccoBasl 0J MapraHua B cTannaprHoMm obpasue, %;
m — \vacca ctaHpaprtHoro obpasua, r;
V — ofbeM pacTBOpa apceHHTa-HHTPHTA HAaTPHA MJIH THO-
cyJbdata HaTpHsi, H3DACXOAOBAHHLIH Ha THTPOBaHHe,
cMm3,
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23 IlpoBepeHHe HCHNBITAHHUSA

I1pu onpeneneHnu MaccoBol fo/u Mapranua 6epyT HaBecKy kKeJses-
Horo mopouika Maccofi 1 r (nmpm maccoBofi noJse mapranpa ot 0,1 mo
0,2%), 0,2 r (npu MaccoBoit none Maprauna ot 0,29% u BhiIe) H 1O-
MeIalT B KOHHYECKylo kojby BMectnMmoctbio 500 cM?, npuauBaior
30 cM3 cMecH KHCJOT M COAEPKHUMOoe KOJOB YMEpPeHHO HarpeBaloT A0
pacTBOpeHHs1 Bceil HaBeckH PacTBop KHIATAT D MHH IJg  yAaJeHHS
okucsaoB azora K pactBopy npubasisior 100 cM3 Boawl, 5 cM?® pacTso-
pa asoTHOkHcJOro cepebpa, 20 cM3 CBeXENPHIOTOBJEGHHOTO pacTBOpa
HAJCEPHOKHCJIOTO aMMOHHSI, JOBOAST JIO KIIEHHS H KHISTSAT COACDIKH-
Moe houbnl He Gosee 1 muH Koaby ¢ pactBOpoM CHHMAIOT C T TTHI,
BBEUAEPXKUBAIOT B TEMJOM MecTe 5 MHH (0 NPEKPAIleH'sl BHIACICHUS
Ny3bIPLKOB KHCJI0POAa) 3aTeM 0XTaXKZAlT B NPOTOYHOH BoAe A0 KOM-
HATHFOW TEMIepaTvpsl M HEeMCIJEHHO THTPYIOT MapraHlOBYIO FHCIOTY
pacTBopoM apCeHNHTa-HUTpHTAa Hatpus (maum THocyabdara natprs)
TuTpos-kasil PACTBOP NPUINBAIOT CO CKOpOCThIO 5—6 cM®/MHuH Jo me-
pexoa OhpPac<H THTPYEMOTO pacTBopa B 6JieJHO-PO3OBVIO, TOCJCT! IO-
Life MOPUHK nacTBOpa NpHOABJAAIOT MO KAaIJAAM A0 NOJHOTO HCUe3Ho-
BEHHES PO30BO¥ OLPACKH

24 O6paboTKa pe3yJabTaTOB

241 Maccoryio gomo vapranna (X) B NpoIeHTaX BHIUHCIHASIOT MO
dopmy e
(V—V,). 7100

’

X =
nt
rie V -—o0beM pacTBOpa apCeHHTa-HHTPHUTA HATPUA LJH I+0 b=
darta HaTpHsA, N3PACXONOBAHHBI Ha THTPOBaHHe DPAacCTBOpa
npo6er, cM3,

V| — 00hcM pacTBopa apceHUTA-HUTPHUTA HATPHS HJIH  THOC Jib-
d1Ta HATPWS, H3PACXOLOBAHHBEI HAa TUTPOBAHHE DACTBOpA
KOHTPOJILHOT'O ONBITA, CM3;

T — MacccBasi KOHIEHTPAMS PacTBOpAa apCEHHTA-HHTPHTA HAT-
pus uan rtHocyJjrbara HATPHs, BeIpaxkeunast B r/cv® \ap-
ranua;

m — Vacca HaBeCKH XKeJe3HOro NOpOIIKa, I

242 AGcosioTHBIE JONyCKaeMble DACXOXKACHHSI pe3yJbTaTOB TMa-
pasIeTLHEIX OTPeIeIeHNH He JOJKHBI NPeBHIUIATL 3HAYEHMH, yKas3aH-
HBIX B Tab.HLe.

AGcouroTHEIR
MaccoBas moas Mapraina, % IonycKaeMbie
pacxoxaeHus, %

Or 002 po 0,05 BK.IOY 0,005

Ce 0,05 » 020 » 0,01
» 020 » 0,40 » 0,02
» 0,40 » 0,80 » 0,03
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3. ®°OTOMETPHYECKHHN METOJ ONPENEJEHUA MAPTAHLA

3.1. CymHocTh MeTOJHA

MeTo OCHOBAaH Ha OKHCJEHHH HOHOB JBYXBaJeHTHOro Maprasua
0 CEMHBAJICHTHOTO IIEPHOAATOM KaJjiMs B CEPHOKHCJIOM pactBope. Om-
pelesieHHI0 MeLIaloT HOHBI TPeXBaJIeHTHOro kese3a. J[nisg ux MackH-
POBKH, a Tak¥ke C IeJIbl0 IpeJoTBpaLIeHHs 06pa30oBaHMsl HepaCTBOPH«
MBIX COEJHHEHUH MepHOJaTa MapraHiia NPHMEeHAT GOcHOPHYIO KHCIQ-
TY.

32. Anmapatypa, peaKTHBH H DacTBODBH

D0TO3/1€KTPOKOJOPUMETP HJIH CEKTPOPOTOMETP.

Kucnora cepuas no 'OCT 4204, pas6aBaennas 1 : 1.

Kucnora asornas no I'OCT 4461.

Kucaora oprodpocopras no F'OCT 6552.

AmvMuak voauniit no FOCT 3760.

Cyech Kuesaot Aas pactsopenus: K 500 cM® BOABI OCTOPOKIO NPH
HeNpepbIBHOM NMOMEIIHBAHHM NMpHAHBaOT 90 cM3 cepHOH KHCJOTHI, OX-
JaX/AaT U NPUAUBAIOT 275 ¢M3 a30THOH KHCJOTHL

CMech cepuoil u (ocdopHOit KHCJOT: K 700 cM3 BOABI OCTOPOXKHO
NpH HENpPEepHIBHOM mNepeMeliiiBaHnll npuansaioT 150 cM3 cepHoH Kuc-
JIOTHI, OXJaxjaiT, npuausaict 150 cM® docdopHoii KuCAOTH, nepeMe-
IIHBRIOT ¥ OXJaXKAaloT.

Kanidi flognokucaslii (MepHojart) no HOPMaTHBHO-TEXHHYECKOH HO-
KyMeHTalud.

Bozopona nmepeknce mo I'OCT 10929, pactBop ¢ MaccoBoii noJeit
30/0.

KapGoHu/bHoe xeneso, oc. u.

Ka.auii Mapraunosoxucasit no TOCT 20490.

Boaa, cBoGoaHast OT BOCCTAHABJUBAIONIHX BeLIECTB: B KO0y BMec-
THMOCTRIO 2 AM3 HanuBaloT 1 AM3 BOJAbI, NPHJAMBAIOT IO KallasaM cep-
HYIO KHCJ0TY 1o pH 3 mo ynu3epcaabHOH HHAHKATOPHOH OyMmare M Ha-
[PEBAIOT A0 KHUICHHsI, 3aT€M h0/0y CHHMAIT C IJIHTH, NPHOABJISIOT
HECKOJIBKO KDHCTAJJIOB MEpHOjaTa Kajusl, KHIOATSAT 5 MHH H OXJaxK-
JAIoT.

CraigapTHble pacTBOPb Maprasua.

Pacreop A: 0,2877 r MapraniaOBOKHCJOTO KaJiHs NMOMEUIAIOT B CTa-
KaH BMectuMmoctbio 250 cm3 u pactBopsior B 100 cm3 BoAwl, RobaBis-
10T 20 cM3 pa3baBJIEeHHOH CCPHON KHCJOTHI, HarpeBaloT, A00ABJAIOT IO
KalJIsiM PacTBOp NEPeKHCH BOJopojaa A0 00eCUBEYHBAHHUS H BBIIAPH-
BalOT pPacTBOP JO BBAEJNEHHsI 1apoB CepHOH Kucaotol. Pacrtsop
oxJaaxnawor, npubasiasior 50 cMm® BOAB, MEPEHOCAT B MepPHYIO KOJGy
BMECTHMOCTBIO 1 AM3, IOBOIAT BOZOH 10 METKH H MepeMellHBaloT.

1 cm3 crangaptHoro pacrsopa A cojepxkut 0,0001 r maprasua.

PactBop B: 200 cm3 cTangapTHOro pacrBopa A noMemaroT B Mep-
HyI0 KOOy BMecTHMOCTbIO 1 AM3, 1OBOZAT BOXOH M0 METKH H mepemes=
IIMBAIOT, TOTOBAT Nepel NPHMEHEHHEeM.
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1 ¢M3 crannaprHoro pacrsopa B comepxur 0,00002 r mapranua.
33. IlpoBenenue aHaausa

Jns onpenenenus mapranua 6epyT cJIeAyIOUIHE HABECKH KeJe3Ho-
70 nopomwka Maccoit: | r (mpu macccsoft 1osne mapranna or 0,02 go
0,20%), 0,5 r (upu maccosoit aone Maprasua or 0,20 5o 0,40%), 0,25
(apu Maccoeofi noJe Maprauua ot 0,40 10 0,80% ) ¥ noveutaloT B crakan
BMecTHMOCThi0 250 cm3, npuausaiorT 50 cM® CMeCH KHCJIOT H pacTBO-
PAIOT NPH yMepeHHOM HarpeBaHHH. ITocse pacTBOpeHHs Kese3HOTO
OPOLIKA PAacTBOP KHARTAT 3—5 MHUH 10 YAaJeHHd OKHCJIOB asoTa.
ConepxkiMoe cTakaHa oxJaaxaalor, fo6aBasior 20 cM3 BOABI, NMepeHo-
CAT B MepHy Loaby BMectHMoctblo 100 cMm3, poauBanT BOAOH A0
VCTKH M nepeMentHBaloT. AJIMKBOTHYIO yacTbh pactsopa 10 cm3 nomenua-
7T B KOHHYECKYI0 KOJOy BMecTHMOcThiO 250 cM?, nobasasror 25 cm?
L0181, 15 cM3 cmecu cepHoft B ¢ocdopHoli kucaoT, 0,5 © HOAHOKUCIOrO
kaaus., Colep:kuUMoe KOAOH HArpesaroT A0 KHIECHHA, KHOATAT 3 MHH I
BBIREPIKIIBAIOT B TeMa0M Mecre 10 MMH. 3aTeM pacTBOp OXJaXAalwoT,
NCPEHOCAT B MepHYI0 K06y BvecTHMocthio 100 cM3, monusaior BOAOH
1C MEeTKH ¥ IlepeMellHBaloT.

OnTuycckyio IJMOTHOCTh AHAJNH3UPYEMOro pacTBOpa H3MepsdioT Ha
(nekrpodoroMerpe MpH A=5250 HM HJH (POTOIJEKTPOKOJOPHMETPE CO
CBETOQHALTPOM, UMEIOLUKM 06/1aCTh NPONYCKAHHA NpH A =525—530 uM.

PacTBOopOM cpaBHEHHsS CJYXAT HaBecka KapOOHHJBHOIO XKenesa,
POBeACHHAsA 4epes3 BCe CTaAHM aHAaJu3a.

PesvabraTel amanusa BLIYMCASIOT N0 FPaiyHPOBOYHOMY rpadHKy.

3.3.1. [loc1poerue epadyuposouroco epapura

B ceMb KOHHYECKHX KOJIO BMeCTHMOCTbIO 250 cM3 mnoMewlaioT mno
0,1 r kapbouuabHOro 2keje3a W B IIECTb U3 HHUX INIOCJEJOBATEJNBHO AO-
CaBasior 1, 3, 5, 7, 9, 11 cm3 cranmaptHoro pacrtsopa b mapranua,
10 cOOTBETCTBYeT 2-1075 6-107% 1-107% 1,4.107% 1,8-107%
2,2.107* r mapranua. B celbMOK K0JiGe NPOBOAAT KOHTPOJbHBIH ONBIT
L2 COAepIKaHWC MapraHua B peakTHBe. 3ateM npuausaioT no 20 cm3
CMeCH KHCJAOT AJIst pacTBOpeHHs. PacTBOp KuUMSATAT N0 yAasieHHS OKHC-
JI0OB asora, npubaBasiOT no 25 cM3 BoAH, 0,5 T HOAHOKMCJOrO KaJHf,
KHOATAT B TeueHke 3 MUH H OCTaBJSIOT B TeNJOM Mecte Ha 10 MuH.
PactBopsl OX.12:KA210T, NEPEJIHBAIOT B MepHbBIE KOJOB BMECTHMOCTBIO
100 cm?, nOJHBAIOT N0 METKH BOAOH H NepeMellnBaloT,

3HaueHHe ONTHUECKOH NJOTHOCTH OKpalUeHHBIX PacTBOPOB H3Me-
pAIOT Ha cnekTpodoToMeTpe NpH JJHHe BOJHH 525 HM ujau Ha $oTo-
JJ€KTPOKOJIODHMETPE CO CBETOPHIALTPOM, HMEKIUHM 06JacTh [po-
MYyCKaHuA npH A=>525—530 HMm.

PacTBopoM CpaBHEHHS CAYXKHT PAacTBOP KOHTPOJLHOTO ONBITA.

[lo naiiileHHbBIM 3HAYCHHSIM ONTHUECKOH IJIOTHOCTH K COOTBETCTBY-
IOUHM MM MaccaM MapraHua CTPOST rpajyHpoBOYHBIN rpadHuk.

34. ObpafoTKa pe3yJabrTaToB
24
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3.4.1. MaccoByio foaio Mapranua (X) B MPOUEHTAX BHIYHCJIAIT MO
popmyne
X= m,-100 ,
m
rje mp-— Macca MapraHia, HalleHHasg IO FPaflyHpOBOYHOMY Tpa-
¢duky, r;
m — Macca HaBecKH NMpoObl, COOTBETCTBYIOIAs aJHKBOTHOH yac-
TH pacTBopa, T.
3.4.2. AGcomoTHEIE JoIlycKaeMble DACXOXKAEHHS pe3y/bTaTOB Na-
pajjiebHBIX ONpPeNeJEeHHH He JOJIXKHbI NpeBHIATh 3HAYEHHH, YKa3aH-
HbIX B TaOJHIE.
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